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'HNMR (300 MHz, DMSO-ds): 1.95 (m, 2H, CH2), 2.25 (t, 2H, CHy), 2.62 (t, 2H, CH>),
4.18 (s, 1H, CH), 7.00 (s, 2H, NH2), 7.14-7.21 (m, 3H, H-Ar), 7.26-7.31 (m, 2H, H-Ar)

ppm.
IR (KBr): 3310 (NH2), 3190 (NH>), 2920, 2195 (CN), 1680 (C=0), 1650, 1600, 1400,

1364, 1000 cm™™.
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'H NMR (300 MHz, CDCls): 1.016-1.063 (t, J=6.9 Hz, 3H, CH3), 1.80-2.01 (m, 2H,
CHy), 2.24-2.29 (t, 2H, CH2), 2.48-2.53 (t, 2H, CH2), 3.91-3.98 (q, 2H, CH.), 4.68 (s,
1H, CH), 6.19 (s, 2H, NH_), 7.30-7.33 (d, J=8.1 Hz, 2H, H-Ar), 7.42-7.45 (d, J=8.4 Hz,
2H, H-Ar) ppm.

13C NMR (75 MHz, CDCls): 14.21, 20.15, 26.98, 34.41, 36.76, 59.84, 79.45, 109.80,
116.97, 119.22, 129.21, 131.76, 151.54, 158.38, 163.54, 168.64, 196.42 (C=0) ppm.
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IH NMR (300 MHz, CDCls): 1.17-1.22 (t, J=7.2 Hz, 3H, CHs), 1.93-2.07 (m, 2H, CH2),
2.32-2.38 (t, 2H, CHy), 2.52-2.59 (t, 2H, CHy), 3.83 (s, 3H, OCHs), 4.01-4.10 (g, 2H,
CHy), 4.67 (s, 1H, CH), 5.60 (s, 1H, OH), 6.19 (s, 2H, NHy), 6.70-6.72 (dd, J=8.1 Hz,
1H, H-Ar), 6.79-6.80 (d, 1H, H-Ar), 6.84-6.88 (dd, J=8.4 Hz, 1H, H-Ar) ppm.
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(1) &l D] g 3509yt i3
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IH NMR (300 MHz, CDCls): 1.12-1.16 (t, J=6.9 Hz, 3H, CHs), 1.91-2.07 (m, 2H, CH2),
2.31-2.35 (t, J=6.0 Hz, 2H, CH2), 2.54-2.60 (t, 2H, CH,), 3.99-4.10 (g, 2H, CH2), 5.03
(s, 1H, CH), 6.29 (s, 2H, NH>), 6.95-7.00 (t, J=8.1 Hz, 1H, H-Ar), 7.16-7.21 (t, J=7.2
Hz, 1H, H-Ar), 7.30-7.32 (d, J=7.8 Hz, 1H, H-Ar), 7.43-7.46 (d, J=6.9 Hz, 1H, H-Ar)

ppm.
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'H NMR (300 MHz, CDCls): 1.00 (s,3H, CH3), 1.10 (s,3H, CH3), 1.18-1.23 (t, J=7.2 Hz,
3H, CHs), 2.15-2.27 (dd,J=16.2 Hz, 2H, CH>), 2.42 (dd, 2H, CH>), 3.82 (s, 3H, OCH?3),
4.01-4.12 (q, 2H, CHy), 4.64 (s, 1H, CH), 5.62 (s, 1H, OH), 6.19 (s, 2H, NH>), 6.69-6.72
(dd, J=8.1 Hz, 1H, H-Ar), 6.79-6.80 (dd, 1H, H-Ar), 6.81-6.85 (dd, J=8.1 Hz, 1H, H-Ar)
ppm.

13C NMR (75 MHz, CDCls): 14.29, 27.60, 29.01, 32.25, 33.17, 40.63, 50.78, 55.85,
59.67, 80.83, 109.92, 114.16, 116.84, 120.12, 139.26, 144.89, 145.09, 158.32, 161.33,
169.19, 196.57 (C=0) ppm.
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!H NMR (300 MHz, CDCls): 1.08-1.12 (t, J=7.2 Hz, 3H, CH3), 1.97-2.05 (m, 2H, CHy),
2.32-2.37 (t, J=6.3 Hz, 2H, CH>), 2.52-2.57 (t, 2H, CH>), 4.00-4.07 (q, 2H, CH>), 5.54
(s, 1H, CH), 6.35 (s, 2H, NHy), 6.98-7.04 (t, J=7.8 Hz, 1H, H-Ar), 7.15 (d, 1H, H-Ar),
7.33 (d, 1H, H-Ar) ppm.

IR (KBr): 3424 (NH>), 3312 (NH2), 2944, 1686 (C=0), 1644 (C=0), 1616, 1460, 1450,
1380, 1300, 1000, 769 (C-CI) cm™.
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IH NMR (300 MHz, DMSO-de): 1.90-1.96 (m, 2H, CH,), 2.29-2.31 (t, J=5.4 Hz, 2H,
CHy), 2.62-2.64 (t, J=5.1 Hz, 2H, CHy), 3.73 (s, 6H, OCHs), 4.13 (s, 1H, CH), 6.37 (s,
2H, H-Ar), 6.95 (s, 2H, NHy), 8.24 (s, 1H, OH) ppm.

13C NMR (75 MHz, DMSO-ds): 20.3, 26.9, 35.6, 36.9, 56.4 (OCHs), 58.9, 105.0, 114.3,
120.3, 134.9, 135.3, 148.2, 158.8, 164.7, 196.4 (C=0) ppm.

IR (KBr): 3400 (NH2), 3300 (OH), 3186 (NHz), 2933, 2200 (CN), 1675 (C=0), 1643,
1590, 1460, 1360, 1000 cm.
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IH NMR (300 MHz, DMSO-dg): 1.88-1.97 (m, 2H, CHy), 2.22-2.30 (t, 2H, CH>), 2.59-
2.62 (t, J=5.4 Hz, 2H, CHy), 3.74 (s, 3H, OCH?3), 3.79 (s, 3H, OCH?3), 3.85 (s, 3H, OCHj),
4.40 (s, 1H, CH), 6.67-6.74 (d, 2H, H-Ar), 6.87 (s, 2H, NH2) ppm.

13C NMR (75 MHz, DMSO-ds): 20.3, 26.9, 30.5, 36.8, 56.1, 58.5, 60.6, 61.1, 108.1,

0



114.1, 120.4, 123.4, 130.6, 141.8, 151.5, 152.5, 159.1, 164.9, 196.2 (C=0) ppm.
IR (KBr): 3300 (NH2), 3150 (NH,), 2934, 2195 (CN), 1680 (C=0), 1649, 1610, 1480,
1368, 1000 cm™.
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IH NMR (300 MHz, DMSO-de): 1.83-2.01 (m, 2H, CHy), 2.16-2.35 (t, 2H, CHy), 2.52-
2.58 (t, 2H, CH,), 5.22 (s, 1H, CH), 7.13 (s, 2H, NHy), 7.21-7.27 (t, J= 7.8 Hz, 1H, H-
Ar), 7.33-7.36 (d, J= 7.5 Hz, 1H, H-Ar), 7.44-7.47 (d, J= 7.8 Hz, 1H, H-Ar) ppm.

13C NMR (75 MHz, DMSO-ds): 20.3, 26.9, 32.7, 36.7, 53.9, 111.4, 119.4, 128.9, 129.3,
130.7, 134.7, 136.2, 136.8, 159.6, 166.0, 196.2 (C=0) ppm.

IR (KBr): 3350 (NHy), 3150 (NHx), 2900, 2250 (CN), 1675 (C=0), 1640, 1590, 1440,
1362, 1000, 780 (C-CI) cm™.
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IH NMR (300 MHz, DMSO-de): 1.87-2.00 (m, 2H, CHy), 2.27-2.33 (t, 2H, CH>), 2.59-
2.65 (t, 2H, CH,), 3.73 (s, 3H, OCHs3), 4.18 (s, 1H, CH), 6.690-6.696 (d, J=1.8 Hz, 1H,
H-Ar), 6.72-6.79 (m, 2H, H-Ar), 7.01 (s, 2H, NHy), 7.19-7.24 (t, J=7.8 Hz, 1H, H-Ar)

ppm.
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IH NMR (300 MHz, CDCls): 1.99-2.10 (m, 2H, CHs), 2.29-2.45 (t, 2H, CH>), 2.56-2.63
(t, 2H, CHz), 3.87 (5, 3H, OCHs), 4.36 (s, 1H, CH), 4.53 (s, 2H, NH2), 5.61 (s, 1H, OH),
6.73-6.74 (d, 1H, H-Ar), 6.77-6.80 (dd, J=8.4 Hz, 1H, H-Ar), 6.85-6.88 (dd, J=8.1 Hz,
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1H, H-Ar) ppm.
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IH NMR (300 MHz, DMSO-dg): 0.73 (t, 3H, CHz3), 1.37-1.53 (m, 2H, CH>), 1.88-1.96
(m, 2H, CHy), 2.34-2.35 (t, J= 5.7 Hz, 2H, CH>), 3.18 (t, 1H, CH), 6.91 (s, 2H, NHy)

ppm.
IR (KBr): 3400 (NH), 3200 (NH2), 2928, 2192 (CN), 1676 (C=0), 1648, 1459, 1382,

1273, 1004 cm™.
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IH NMR (300 MHz, DMSO-ds): 0.97 (s, 3H, CHs), 1.05 (s, 3H, CH3), 2.04-2.29 (dd,
J=16.2 Hz, 2H, CHy), 2.48-2.51 (dd, J=9.9 Hz, 2H, CHy), 3.75 (s, 3H, OCH3), 4.48 (s,
1H, CH), 6.88 (s, 2H, NH2), 6.94-7.01 (m, 3H, H-Ar), 7.14-7.19 (t, J= 7.2 Hz, 1H, H-Ar)
ppm.

IR (KBr): 3400 (NH>), 3216 (NH,), 2960, 2176 (CN), 1683 (C=0), 1651, 1600, 1491,
1459, 1366, 1244, 1020 cm'™,
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IH NMR (300 MHz, DMSO-ds): 0.95 (s, 3H, CHs), 1.07 (s, 3H, CHs), 2.08-2.13 (dd,
J=16.2 Hz, 2H, CH,), 2.23-2.29 (dd, J=16.2 Hz, 2H, CH>), 4.19 (s, 1H, CH), 7.09 (s, 2H,
NH,), 7.10-7.15 (d, 2H, H-Ar), 7.47-7.51 (d, 2H, H-Ar) ppm.
13C NMR (75 MHz, DMSO-ds): 27.3, 28.7, 32.2, 35.6, 50.4, 58.1, 79.6, 112.7, 120.03,
120.09, 130.0, 131.6, 144.6, 158.9, 163.1, 196.1 (C=0) ppm.
IR (KBr): 3400 (NH>), 3200 (NH,), 2860, 2229 (CN), 1685 (C=0), 1660, 1595, 1484,
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1439, 1375, 1240, 1015, 590 (C-Br) cm™.
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'H NMR (300 MHz, DMSO-ds): 0.88 (s, 3H, CHs), 1.02 (s, 3H, CHs), 1.99-2.24 (dd,
J=16.2 Hz, 2H, CH>), 2.49-2.51 (dd, J=7.8 Hz, 2H, CH>), 4.94 (s, 1H, CH), 7.22 (s, 2H,
NH>), 7.35-7.46 (m, 2H, H-Ar), 7.64-7.69 (t, J= 7.5 Hz, 1H, H-Ar), 7.81-7.84 (d, J=8.1
Hz, 1H, H-Ar) ppm.

IR (KBr): 3400 (NH2), 3215 (NH2), 2912, 2208 (CN), 1686 (C=0), 1657, 1596, 1523
(N=0), 1470, 1356 (N=0), 1251, 1040 cm™.
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IH NMR (300 MHz, DMSO-ds): 0.99 (s, 3H, CHs), 1.05 (s, 3H, CHa), 2.13-2.34 (dd,
J=16.2 Hz, 2H, CHy), 2.40-2.46 (dd, J=17.7 Hz, 2H, CHy), 4.54 (s, 1H, CH), 6.87-6.93
(m, 2H), 7.13 (s, 2H, NH), 7.32-7.34 (d, J= 4.5 Hz, 1H) ppm.

IR (KBr): 3392 (NH>), 3200 (NH,), 2960, 2192 (CN), 1676 (C=0), 1654, 1600, 1376,
1353, 1033 cmL.
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F2 = Procesaling parametars
52 ES536
5F 300, 2300000 MEz
Wo EM
558 o
c L3 0.30 Hz
'b G 0
FC 2.00

T " T Y ™ T T [ARAARARASS MALRARASAS RASaa A Sy o s T
10 9 8 7 6 5 4 3 2 1 0 ppm

T T [0 = (=71 =

— Jeal— - i | PN 1P

DMSO-ds >, (1 +2) (g0,les oS 5 'HNMR Canbs ¥-¥ (ol
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7.453
7.425
7.333
7.306
7.199
—6.198

£
i\

Current Data Parameters

NAME Shahroud U
EXPNO 119
PROCNC 1
F2 - Acquisition Parameters
Date_ 20160628
Time 19.15
INSTRUM spect
FPROBHD 5 mm PABBO BB-
BULFROG zg30
TD 65536
SOLVENT CDC13
NS 80
DS 2
SWH 6024.096 Hz
FIDRES 0.021920 Hz
AQ 5.4324879 sec
a RG 158.22
DW 83.000 usec
DE 6.50 usec
TE 296.5 K
Dl 1.00000000 sec
TDO 1
== CHANNEL f1l =
-h 300.8484063 MHz
i 18
15.00 usec
6.40000010 W
f
[+ F2 - Processing parameters
¢ eI 65526

8

T T .

CDCly Pl 15 (V) goslads oS5 HNMR il ¥-F (ol

d SF 300.8465761 MH=z
WDW EM
SSB 0
g b LB 0.30 Hz
GB 0
AJU ‘4//\\k BC 1.00
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Current Data Parameters
NAME Shahroud U
EXPNO 120
FROCNO 1
F2Z — Acguisitiocn Parameters
Date__ 20160628
Time 19.46
INSTRUM spect
PROBHD 5 mm PABRBC BBE-—
FULFROG zgpg30
TD 65536
SOLVENT CDC13
NS 386
DS 4
SWH 18115.241 H=z
FIDRES 0.276427 Hz
RO 1.8087935 sec
RG 20z
D 27.600 usec
DE £.50 usec
TE 297.6 K
DL 2.00000000 sec
D11 0.03000000 sec
TDO 1
======= CHANNEL fl =====—===
SFO1 75.6554822 MH=z
NUC1 13C
Pl 10.00 usec
PLW1 30.00000000 W
======= CHANNEL f2 ========
SFOZ 300.8477518 MH=
NUC2 1H
CPDPRG[2 waltzlé
PCEDZ2 90.00 usec
FLW2 6.40000010 W
PLW1Z2 0.17778000 W
PLW13 0.14399929 W
F2 — Processing parameters
ST 32768
SF 75.647%250 MH=
WDW EM
S5B o]
LB 1.00 H=z
GB 0

T T T T T \ T T \ T T BE 1.40
200 180 160 140 120 100 80 60 40 20 0 ppm

CDCly P>, (V) go,lads a5 BCNMR il ¥-¥ (ol
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Current Data Parameters

WAME Shahroud U
EXPNC 155
FROCHNO 1
-
‘g\,gE F2 - Acquisition Parameters
-r Date_ 20160717
Time 23.07
\ |/ INSTRUM spect
BROBHD 5 mm PABE(Q BB—
PULPROG zg30
D 65536
SOLVENT CDC13
N5 64
D3 2
SWH 5024.09%6 H=z
FIDRES 0.0219z0 Hz
AD 5.4324879 =sec
RG 202
DW 83.000 usec
DE ©.50 usec
a TE 305.1 K
¥V Dl 1.00000000 sec
TDQ 1
T T ======== CHANNEL £l ===
SFO1 300.8484063
1.2 ppm NUCL 1n
Pl 15.00 usec
0 PLW1 6.40000010 W
o
@ F2 - Processing parameters
ST 65536
SF 300.8465480 MH=
d WD EM
€ b SSB a
LE 0.30 Hz
GE Q
PC 1.00
- 0@
I T T T T T T T T T
9 8 7 6 5 i 3 1 ppm

CDCls N> 55 (V-K) go,les oS 5 'HNMR il 0-F (ol
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Current Data Parameters

MAME Shahroud U
EXPNG 154
PROCNO 1
F2 — Acguisition Parameters
Date_ 20160717
Time 22.55
INSTRUM spect
a PRCEHD 5 mm PABEC BB-
PULFROG zg30
TD 65536
SOLVENT CDC13
N3 64
D2 2
S8WH 6024 .0%6 H=z
FIDRES 0.091220 Hz
pute] 5.4394879 sec
RG 202
DW 83.000 usec
DE 6.50 usec
TE 304.9 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 300.8484063 MH=z
NUC1 1H
f Pl 15.00 usec
: c PLW1 6.40000010 W
]
F2 — Processing parameters
k| € d ST 65536
1 h SF 300.8465480 MH=z
b WDW EM
SEB ¢l
g B 0.30 Hz
GB ¢l
BC 1.00
w
T T T T T T T T T T T T
11 10 9 8 7 6 5 4 3 2 1 0 ppm
™[9] == Nl/ o — ~ e [
Qe ce|e e 2 e 2| |2 ]
~lo|~=|~ - - ol [ ©

CDCls M 55 (V1) go,les oS 3 'HNMR il $-F (ol
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Current Data Parameters

NAME Shahroud U 4 U
EXPNOQ 2071
PRQCNO 1

F2 — Acquigition Paramgeters
Date_ 20160717

Time 0.28
INSTRUM spect
PRCBHD 5 mm PABBCO BB—
PULPROG 2g30

TD 65536
SOLVENT CDC13

NS 8

DS 2

SWH 6024.096 Hz
FIDRES 0.091%20 Hz
AQ 5.43%84879 sec
RG 89.13

DW 83.000 usec
DE 9.50 usec
TE 305.1 K

D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
SFC1 300.8484063 MH=z
NUC1 1H

Pl 15.00 usec
PLW1 6.40000010 W

F2 - Processing parameters
3T 65536

SF 300.8465480 MHz
WDW EM

SSB a

1B 0.30 Hz
GB a

BPC 1.00

T T T T T T T T T T T T T T T T T T
95 90 85 80 75 70 65 6.0 55 50 45 40 35 30 25 20 15 1.0

E-E1-- S

CDCls N> ;5 (V+M) (go,les oS 5 'HNMR il V-¥ (ol
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Current Data Paramsters
NAME S5hahrcocud U 4 U
EXPNO 2072
PROCNQO 1
F2 - Acquisition Parameters
Date__ 20160717
Time 0.33
INSTRUM spect
PROEBHD 5 mm PAEBO EBE-—
PULPROG zZgpg30
TD 65536
SOLVENT CDC13
NS 56
DS 4
SWH 18115.241 H=z
FIDRES 0.276427 Hz
AQ 1.8087935 sec
RG 202
DW 27.600 usec
DE 6.50 usec
TE 305.7 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ===s=====
SFO1 75.6554892 MH=z
NUCL 13cC
Pl 10.00 usec
PLWL 30.00000000 W
==—====== CHANNEL £2 =—==—=—=—=
SFO2 300.8477518 MH=z
NUC2 1H
CPDPRG[2 waltzlé
PCPDZ 90.00 usec
PLWZ 6.40000010 W
PLW1l2 0.17778000 W
PLW13 0.14359%99% W
|
| F2 — Processing parameters
| I I ’ ) | | ST 32768
' i l SE 75.6479250 MHz
WDwW EM
SSB a
IB 1.00 Hz
GB Q
T T T \ T T T T T T PC 1.40
200 180 160 140 120 100 80 60 40 20 ppm

CDCls M 55 (V+M) (o,leds oS 5 BCNMR cans A ¥ (il
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Currant Data Faramgiara
HAME whahrauad B
151

FEPHOQ
PROCED 1
F2 = Aeguinieion Paramegozo
Data_ 201640717
T ime 2.a4
LRITRUM ppach
FRORHD % mma PARRZ RR-
FULFRZC gl
T E5536
SOGLVENT [ L e
HE 1z8
oS 2
SWH G024, 0906 Hz
FlDRES D.0315%20 Hz
Mo 2.43F487TH mac
# R 202
ny I 000 usec
DE 6.30 usec
TE 4.9 R
ni 1. G0000000 aac
TR i
esssssss L[ANNEL ]l sessssss
SPO1 I00.B4B4063 MHz
HOS H
Pl 15 04 uoce
e 1wt G 40ODODAG W
F2 = Proceaping parametecs
h f 51 G530
L= =1 300, BAENd80 MHE
d b HOW EM
. a6 o
] 1 LB 0.30 ne
. G 0
-!? e 1,04
N - -
—r T R B s ann M B MRS AR LR Enes AR LS b T T
10 g a a 1 ppm

e W el s

CDCls P> ;5 (V+N) g0,k oS 5 'HNMR il ) - ¥ (ol



AY

100.0

80.0

60.0

40.0 —

20.0]

0.0 : { ! : ! i i i : : i i : i i : ;

| | I 1 1

4000.0 3000.0 2000.0 1500.0 1000.0 500.0 400.0
(V+0) goyleds oS 5 IR oo NV-F b



AY

2 5 R
P s @
| |

f
h g

|

5 QY Ng & oW N
5 ~ —FrHOn oo
R P B B e e B B B B B
< o cGoacdaaNTE--~—

.517
1.967
1.952

_—2.313
T—
20
-\

™~

1,931
1,907

__—2.640
T~-2.623
—

Current Data Parameters

NAME Shahroud U
EXPNO 11
PROCNO 1

F2 - Acquisition Parameters
Date 20151230

Time 21.52
INSTRUM spect
PROBHD 5 mm PABBRC BB-—
PULEROG zg30

TD 65536
SOLVENT DMSO

NS 8

Ds 2

SWH 6024.096 Hz
FIDRES 0.091920 Hz
2AQ 5.4394879 sec
RG 99.22

DW 83.000 usec
DE 6.50 usec
TE 294.7 K

D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
SFOLl 300.8484063 MH=z
NUCL 1H

Pl 15.00 usec
PLW1 6.40000010 W

F2 - Processing parameters
SI 65536

SE 300.8465480 MH=z
WDW EM

S5B g

LB 0.30 H=z
GB o]

PC 1.00

12

11

10

N B ) I B L B I B S BRI S I S

T e

e ke

DMSO-ds > 4o (1 +0) (go,les oS 5 HNMR il 1\ Y-F ol

Ppm
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Current Data Parameters
NAME Shahroud U
EXPNO 12
PROCNQ 1
F2 — Acquisition Parameters
Date_ 20151230
Time 22.13
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SQLVENT DMSO
NS 320
Ds 4
SWH 18115.941 Hz
FIDRES 0.276427 Hz
2Q 1.8087935 sec
RG 202
DW 27.600 usec
DE 6.50 usec
TE 295.6 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl =s======
SFO1 75.6554892 MH=z
NUC1 13C
Pl 10.00 usec
PLW1 30.00000000 W
======== CHANNEL f2 ========
SFO2 300.8477518 MH=
NUCz 1H
CPDPRGI[2 waltzlé
PCPD2 90.00 usec
PLW2 6.40000010 W
PLW12 0.17778000 W
PLW13 0.14399999 W
F2 — Processing parameters
sSI 32768
SF 75.6479250 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0

T T T T T T T T T T BC Ay
200 180 160 140 120 100 80 60 40 20 ppm

DMSO-ds JM> ;0 (1+0) (so,les S 5

BCNMR b \Y-F cibs
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Current Data Parameters

NAME Shahroud U
EXPNO 9
PROCNC 1
F2 - Acquisition Parameters
Date_ 20151230
Time 21.38
INSTRUM spect
PROBHD 5 mm PAEBO BB-
PULPROG zg30
TD 65536
C SOLVENT DMSO
NS 8
€, d DS 2
a SWH 6024.096 H=z
FIDRES 0.091%20 H=z
f AQ 5.4394879 sec
RG 99.22
DW 83.000 usec
DE 6.50 usec
TE 294,77 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 300.8484063 MHz
NUC1 1H
Pl 15.00 usec
PLW1 6.40000010 W
. N h F2 - Processing parameters
] SI 65536
g SE 300.8465480 MHz
WDW EM
C b SSB 0
LB 0.30 Hz
GB 0
L} a PC 1.00
L
I T I I ] T I T I I I
11 10 9 8 7 6 5 4 3 2 1 pPpm

(3] e sl sl )3ar

DMSO-ds D> s () +P) g0 ke oS 5 tHNMR il 1 0-F Lo
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Current Data Parameters
NAME Shahroud U
EXPNO 10
PROCNO 1
OCH3 F2 - Acquisition Parameters
Date_ 20151230
Time 21.47
INSTRUM spect
FROBHD 5 mm PABBC BB-
OCH3 PULPROG zgpg30
TD 65536
CN SCLVENT DMSO
NS 128
DS 4
SWH 18115.941 Hz
FIDRES 0.276427 Hz
AQ 1.8087935 sec
NH2 RG 202
DW 27.600 usec
DE 6.50 usec
TE 295.4 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 75.6554892 MHz
NUC1 13C
Pl 10.00 usec
PLW1 30.00000000 W
======== CHANNEL f2 ========
SFO2 300.8477518 MH=z
NUC2 1H
CPDPRG[2 waltzlb
FCPD2 90.00 usec
PLW2 6.40000010 W
PLW12 0.17778000 W
PLW13 0.14399999 W
F2 - Processing parameters
ST 32768
SF 75.6479250 MHz
! WDW EM
I i " ! L f i d A I i VTR d s 1 L ! lud 4 us g 0
[ ‘ ' L gLy Lol g (L ! j T " LAk bbb j LB 1.00 Hz
GB 4]
T T T T T T T T T EC 1.490
180 160 140 120 100 80 60 40 20 ppm

DMSO-ds > o (1 +P) go,les oS 55 BCNMR il :\5-F Lo
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7472
7.446
7.350
.g.’a:mas
791
N
7218
TA30
535
3376
5525
2,535
2558
2548
252
2522
2516
2511
-2.452
2473
2352
2335
2047
2250
2.266
2.259
2.248
2.1
224
275
= 2182
164
203
1.092

Current Data Paramgbers

HAME Shahroud J
EXFNG T
EROCNO 1
FZ - hogquieition Parameters
Date_ 20151230
Time 21.24
IHETRUM speck
FROBHD 5 mm PABBRO Bga
FPULPROG E]
CN D 65534
SOLVEMNT D50
HE 16
on 602 I:IE'E
EWH 1q ., Hz
NH2 FIDRES 0.091920 H=
e RO 5.439487% mec
BG L113.32
&1 B3.000 usec
DE %50 unoc
> TE 294.6 K
o ol 1.00000000 sec
¢ DD 1
memmmmes CHABMNEL £l sesessssw
S0l I00.8484063 MHz
F d HUC1 1l
1l L53.00 useo
FLW1 G.40000010 W
C FX - Processing paramcters
o 51 65536
SF 300,.8465480 MHz
h WO EM

LB 0.30 Hz

b
a
PC 1.00
\ . L ! l
6 5 4

Gs el

DMSO-ds > 5 (1+5) g0 less S 5 THNMR il VA-¥ Lol

11 10 9 pm
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Current Data Parameters
NAME Shahroud U
c EXPNO 7
PRCCNO 1
f C F2 - Acquisition Parameters
b Date_ 20151230
Time 21.24
h g a INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
D 65536
SCLVENT DMSO
NS 16
T i I T I i I i I e Ll B L AR Ry LR R ARAAAAA) LAY EALAAAA) LAAAAAAA) LAARALA 2
SWH 6024.096 Hz
76 74 72 70 ppm 27 26 25 24 23 22 21 20 19 1.8 ppm ripres 0.091920 Ha
20 5.4394879 sec
o o st [ =) ] — RG 113.32
=] [=] o o «Q 1=] (= DU §3.000 usec
— ~ — o™ — o™ ™ DE 6.50 usec
NOOoOWr VOO DO DN Cr NN LGN~ OND O W N T ON 1L 294.6 K
T QMM - M NSO OTHNAN-Trr oMM DODTINODOOE® DIl 1.00000000 sec
TR A NNN NI ITIDBNAANAAANRA - -0
g M A e e oo NN NN N o~ TDO 1

CHANNEL f1

NUC1 1H
Pl 15.00 usec
PLW1 6.40000010 W
F2 — Processing parameters
31 65536
SE 300.8465480 MHz
WDW EM
SSB Q
LB 0.30 H=z
GB 0
BC 1.00
. e, 'l
T T T T T T T T T T T
11 10 9 8 7 6 5 4 3 2 1 ppm
— (N2 [=J o] |y —
F"ch’ S 1 qmqr
=[N - N ™

DMSO-ds JM> s (1+8) g0 lass S 55 THNMR Lo



196.22

\b

136.87
136.20
129.37
128.91
53.98

<r
<
T
[
=

—159.69
—134.73
—130.72

X

—119.45
—111.40
—36.77
—32.79
—26.96
—20.38

A

Current Data Parameters

NAME Shahroud U
EXPNO 8
PROCNO 1

F2 - Acguisition Parameters
Date__ 20151230

Time 21.33
INSTRUM spect
PRORBRHD 5 mm PABBO BB—
PULPROG zgpg30

TD 65536
SOLVENT DMSO

NS 128

Ds 4

SWH 18115.941 Hz
FIDRES 0.276427 Hz
AQ 1.8087935 sec
RG 202

DW 27.600 usec
DE 6.50 usec
TE 295.4 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 =—=======
SFO1 75.6554892 MH=z=
NUC1 13C

Pl 10.00 usec
PLWL 30.00000000 w
======== CHANNEL f2 ========
SEOZ2 300.8477518 MH=z
NUCz 1H
CPDPRG[2 waltzlé
PCPDZ2 90.00 usec
PLWZ2 6.40000010 W
PLW1Z2 0.17778000 W
PLW13 0.14399992 W

F2 - Processing parameters
ST 32768

S5F 75.6479250 MH=z

WDW EM
LB 1.00 Hz

GB o]

200

DMSO-ds Mo 40 (1 +5) (go,less S 55 BCNMR ik V4-F Lol

B 1.40
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Currant Data Parametersa

Ab

HAME Shahroud U
EXFHG 121
PR 1
F2 - Apquisltion FParameters
Datae_ 20160628
Taime 15, 5%
INSTRUM BpEct
PROGHD 5 ma PABED BBE-
PULPROS =g 30
D 55536
SOLVENT CHMED
N3 40
o5 2
Sl 024,096 Ha
FIDORES 0,031920 Hz
el 5. 4394E7Y mec
R 127.27
jiky B3.000 usec
DE E.50 uano
TE 256.0 K
o 1.00000000 se&s
TOod 1
- CHANNTL -
EF0l 008484063 Mz
M1 1B
hg Pl 15,00 uses
1 PLWL G.400000LD W
< FZ2 = Procesaling parameters
5T 5536
H T 5E FO0.BA65480 Milx
1 b WOM EM
& S5m o
a LB 4.3% Hz
Ge o
PC 1.0d
L || -
T 6 5 4q 3 2 pm
-
—
ERES =0
=] el e - Lt L] edl e

DMSO-ds > 4o () +U) go,les oS i HNMR il ¥+ -F (ol



Ab

3]/} 3 ERERERES 328383  g3A%  REEE3gERES
V1] | V4 VYN S\
. | f - b
! J h,gJ ' .
ik Al J k e
?14 ?3 72 .1 ?ﬂ 'EB BB E? ppm
‘\l ‘|§|

2.8 20 pprn
ey ﬁ r’ “mr’ “\ra:”
SRIZEEREZRES B S8EE8-3°8588588383

NN |

T ERNZ

— 4,180

—LEJ_JL__.#"E..II 1 A } J"J\_/\_f_
7':5 T:'D EI.S E:ﬂ 515 Sjﬂ 4t5 I;D I I
Yo el

o

DMSO-ds 5> ;3 () +U) (g0,les S 5 tHNMR Calo



b

OWDH DLW M= M -+ ) WANOFT NN - rNST OO IR D A NN
ABERIBRRR & B8 BE-BhLE3S38858r828888838858 CX)
0 W00 w o oo NNNNNN NN NN NN NN N NN -
N/% | \\RW\W Current Data Parameters
MAME Shahroud U
d EXENQ 156
PROCHNC 1
WODN W~ T .
83':333 g R g ﬂ F2 - Acguisition Parameters
GO OO © O DD Date_ 20160717
OH Time 23.22
! SR
FROBHD 5 mm FPABEC BBE—
PULPROG zg30
i TD 65536
SOLVENT coCcl3
NS 96
c CN h oS ;
SWH 6024.0%6 Hz
P FIDRES 0.091920 H=z
a ] . 20 5.4394879 sec
RG 202
NH, DW 83.000 usac
f [ ‘ DE 6.50 usec
| TE 305.0 K
U D1 1.00000000 sec
J TDO 1
— — SFOL 300.8484063 MHz
NUC1 1H
Pl 15.00 usec
PLW1 6.40000010 W
6.8 ppm
F2 — Processing parameters
5T 65536
i, 1, h SF 300.8465430 MHz
2 WDW EM
55B o]
fe b B 0.30 Hz
C GB Q
g a FC 1.00
T T T T T T T T T T T T T T T T T T T T
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Abstract

Tetrahydrobenzo[b]pyrans have several biological properties. So, providing a new
methodology and synthesis of new derivatives are of interest. In this project, two methods
were used for the synthesis of these compounds. Method 1: firstly [SiO.-Caff|HSO4 as a
novel heterogeneouse catalyst was prepared; Then, the synthesis of 2-amino-4H-
tetrahydrobenzo[b]pyran was catalyzed by [SiO.-Caff|[HSO4 at 100°C under solvent-free
conditions. Method 2: Three component reaction of 1,3-dicarbonyl compounds with
aldehydes and malononitrile in magnetized water at room temperature afforded 2-amino-
4H-tetrahydrobenzo[b]pyran.

The advantages of this two methods consist of using water as a green solvent, high yield,
short reaction time and recycablity of the catalyst.

Keyword: Tetrahydrobenzo[b]pyran, three component reaction, magnetized water,
heterogeneouse catalyst, solvent free conditions.
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